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Preparation of (R)-12-deoxo-12-hydroxysacrolide A (3)
, 72.9 (C-9), 72.2 (C-13), 35.0 (2C, C-2, -8), 31.0 To a solution of 3 (1.6 mg, 5.15 µmol) in dichloromethane (50 µL) was added a one-third micro spatula of (S)-α-methoxyphenylacetic acid (MPA) and ten equivalent of N,N'-diisopropylcarbodiimide (8 µL, 54.5 µmol), and the reaction was continued for 100 min at an ambient temperature. To this solution was added ice-cooled 1N HCl (150 µL), and after stirring for 5 min, the reaction mixture was extracted with EtOAc (150 µL) for three times. The combined extract was passed through an aminopropyl-modified silica gel column made in a Pasteur pipet, and the eluted substance was purified by ODS HPLC (column: Cosmosil AR-II, 1x25 cm, solvent: 80% aqueous MeCN, flow rate: 4 mL/min, monitored at 210 nm) to give 12-hydroxysacrolide bis-(S)-MPA ester (3a; 1.4 mg). 3a: To an ice-cooled solution of 3 (0.6 mg, 0.00193 mmol) in MeOH (100 µL) was added 0.5 M NaOMe (50 µL, 0.025 mmol), and the reaction mixture was stirred for 5 min under Ar atmosphere. To quench the excess reagent, aqueous NH 4 Cl (1 mL: 0.075 mmol) was added, and after stirring the reaction for 5 min, MeOH was removed under a stream of Ar. The water suspension was extracted three times with Et 2 O (500 µL) to give methyl ester 4 (0.3 mg).
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To compound 4 (0.7 mg, 0.00204 mmol) dissolved in dichloromethane (180 µL) was added 2,2-dimethoxypropane (DMP, 180 µL) and pyridinium p-toluenesulfonate (PPTS, 2.0 mg), and the reaction mixture was stirred for 15 min at an 
